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Sin 

Now comes (PZl^^^ K u M >U/i .Coc^^ who deposes and states that 

1. I an a gxaduate of U> ^ v^<v '^i '^y T)o^'^\aakakaJ^ (dl^^^lk^^ and 
receivedmv Q dogieoinflie year l.OO'l , 

2. T have been ggiyloved bv /^>4 ^ F CjS. Luc/u/itj.lUo|c>^ for ^ 
veaisasa CUgL^.i,^ intttefieldof P^ve^</cti/ P TqcCmc (so^ 

3. I have read and am &imliar with the content of U.S. application serial number 
10/565^42. 

4. Specification page 10, Comparative Exansple 1, describes a process (NOT of the 
claimed inventive embodimeots) for the attempted preparation of bis-(2.4,6- 
tzimeth^bCTZ03d)'pheny^hosphme: 

Com parative Example 1 HnTO T fly? inventive embodiments): 

Under an inert atmosphere and wifli esclnsion of moisture a dispeision of sodium (1 1 J. 

g, 0 J50 mol) in toluene (200 ml) is produced by stirring with a standard blade stiixer with 1500 

ipmat 105 «C resulting in sodimn with a xnainparticlo size of 950 

to 30-35°C without stirring. Then the stirrer is started again with 300 ipm and chlorobenzene 
(2,93 g, 0,026 mol) is added dropwise without any visible effects. Then n-butanol (0.1 ml) is 
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^ed and the .nxture is heated to 4a.50'C leading to a blade oolon»d auspension. Hds 
suspeosion is heated to lOO'C and P^-diddon,phenylphosphine (20.4 g. 0.114 mol) is added 
diopwise at this temparadnc with «othemuc behaviour. After the addition of » of the whole 
amount of PJ-^iichloxopheoyiphosphine the r«aotion stops to develop heaL At this point n. 
butanol (0.05 ml) is added and the «o.hennic taction does not start again, lie addition of n- 
bntanol (0.05 ml) is rq,eated and the exothermic reaction starts again. All the rest of the 
addition of P^^chlorpphenylphosphine staj« oxothcmnc. Ihe resulting bio^ suspension is 
stixxed a, 95,1050C for 60 min. Tkt mixture is cooled to 75^C and 2.4,6- 
imethyIbcn«,ylcIdoride (45.85 g. 0.251 mol) is added dropwise over a period of 30 min at 
this temperature. An exothennic reaction was observable only fer the fiist 1 0% of the total 
amount of 2,4,6-.rime,hylbeuzoyIcMoride. The suspension is stirred at 90»C fi,r 90 min. The 
mixture was hydrolysed with water (200 ml) and the phases were sc^axnted. lie product phase 
was analysed by ^'P-NMR. This showed the desired biM2.4,6-trimethyibenzo3d>- 
pbenyii^osphine only in traces (ca. 1%). 

In contrast, q>eoification pages 9-10 describe apiocess (of the claimed inventive 

embodim«nl8)forjm3>arationofbis<2,4.6-tiimethylbenzoyl>phenylphos^^^^ Tb^ 
phosphine was prepared as foUows: 

Under au inert atmosphere and with exdusioa of moisture a dispenrfoa of sodium (11.5 
g; 0 JO mol) in toh«ne (100 ml) is produced by sthiing ^th a high q,eed turfam^ 
11000 ipm at 105 «>€ resulting in sodium with a main particle size of less than 50 pm. The 
niixture is cooled to 30-35-C without stirring. Then &^ 

chlorobenzene (2.8 s 0.025 mol) is added dropwise aod the contents of the flask warms to 45- 
50»C The resultmg black snspensioa is heated to lOO^C and P^P^chloropheaylphosphine 
(19.7 g. 0.11 mol) is added dropwise at this tempemture with exothemiic behaviour. After the 
addition of 34 of the whole amount of PJ»-dichlorqpheny^hosphine the reaction stops to 
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develop heat At Uris point n-botanol (0.05 ml) is added and the exothennic reaction starts 
again. All the rest of the addition of P,P-^chloiophcnylphospliine stays exothennic. The 
resulting green suspension is stirred at lOO-llO^C for 30 min. The mixture is cooled to IS^'C 
and 2,4,6-trimcthyIbcn2oylohloride (43,8g; OJA mol) is added dropwise over a period of 30 
min at this tonqierature. An exothennic reaction was observable. To the brown suspension was 
added toluene (200 xnl) and the mixture was stirred for 60 min at 70-85*C. The mixture was 
hydrolysed witii water (150 ml) and the phases were s&pmtcd. The product phase was 
analysed by ^^P-NMR. This showed the desired bi&-(2 A6-trimethylben2»yl)-iaienylphoBph^ 
with 85-90% purityr. 

Additionally, spedfictftion pages 10-11, Example 2 (of the claimed inventive 
eoibodiments) describe a process for prqiadng bis-(2,4,6-ttimethylben2»yl)-pheny^>hospMne 
oxide: 

g^ple 2: (o f fr^ t<\f^\fp ^ inventive em bodiments^ 

Under an inert atmosphere and with exclusion of moisture a dispersion of sodium (11.5 
g, 0.50 mol) in toluene (100 ml) is produced by stirriog witfi a high q?eed turbine stirrer at 105 
°C. With further stirring at 100**C, n-butanol (0.05 ml) is added. To the resulting grey 
suspension is added P,P-dichloxophenylphoBphine (21.5 g, 0.12 moQ dropwise over a period of 
20 raiji whh constant development of exothennic heat The mixture is then stirred for 3 0 min at 
100-1 lO^C and toluene (100 ml) was added- Thai 2A6-trimelhylbco2oylchloridc (49.3 & 
0-,27 mol) was added dropwise over a period of 30 min at 70-80'C. Only during flie first 20% 
of tiie addition of 2.4,6-trimethylbenaa>ylcfaloridc an exolliamic reaction is observable. The 
reaction temperature is increased to 85°C and later to 110**C so to allow the exothermic 
reaction. The mixture is stirred at 1 10*^0 for 30 min* The temperature is lowered to 40*^0 and 
H2O2 (30%, 17.0 g, 0.15 mol) and water (150 ml) are added dropwise. The reaction is stirred at 
a temperature between 40 and 60°C for 2 h. The phases were separated, The product phase was 
analysed by ^^P-NMR. This showed flie desired bisK2 A6-tiimetfaylbcn2X)y^Hpbcaylphoq»hme 
oxide with 25% purity. 
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•NO. 55 8- —P. 16- 



^ — i**w»»uvi, wacoi analyzed by "P-hlMR 

demoiwtratedoiaytacesofthe desired piodnctfcft I o/^ » . 

««upn)aaot (ca I ^). Based on the comWned teacihings of 

resalts. 



similar to Liviiigfitnp Tifgh jpocd 



BMmpIel.6timi,gspeederangcdfioni300 to 1500 ipm. 'niiscom 

iagh.rpuritieswithlugLer«pcedsti^was,o,,risiag^ 
xcfen^nces. For exaa^Ic. one of ordina^ ddll in tbe art would „ece«arily underntand. in 
wading, for example 2i3^^ «»*^8«'»-«>0n'm would be expected to produce product in 
««^lepuritie^yet«showaabove.thisi.notthecas^ H^us. the corxelalian. and the 
s-pedorpuri^rtsults ««-ciated with higher .tirnng q«ed. axe «„rpriaing ^ 
light of the cited lofenmces. 

5. ^«»adendgttedpetitionerdeclareaf«rtherthatallrtaiamentsnu^ 
o^ Wledge are true and ftat all «at™ts made on inft^nation and belief are believed to 
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be (luej and iiirtlier that these sUtenumts were made with the Jaiowledge that willful felse 
statements and the like so made are punishable by fine or imptisomnent. or both, under S action 
1001 of Title 18 of the United States Code and that such willfei false statements may 
jeopardize the validity of this applicatbn or any patent issumg thereon. 
6. Further dejjoncntsaitti not 

Signatuxe " — 



Cufitomor Number 

22850 lo.o^ loo\ 

Tel. (703) 

Bkx. (76^413-0220 
(OSMMN 05/06) 
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